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General  

All the reagents were purchased from TCI chemicals and local suppliers and used without 

purification. The starting materials 1 were prepared following our previous paper1. All 

reactions were monitored by TLC. Chromatography refers to open column chromatography on 

silica gel (100-200 mesh).

1H NMR spectra were recorded on 500 MHz and 13C NMR spectra were recorded on 125 

MHz by using a Bruker Avance 500M spectrometer. Chemical shifts were reported in parts per 

million (δ) relative to tetramethylsilane (TMS). Mass spectra were performed on an Ultima 

Global spectrometer with an ESI source. The X-ray single-crystal diffraction was performed on 

Saturn 724+ instrument.

General procedure for the preparation of 3,4,5-trisubstituted isoxazoles 4
To a mixture of (Z)-benzoisothiazole-2,2-dioxide-3-ylidenes 1 (0.2 mmol) and powdered 

4Å MS (0.11g, 0.6 mmol) in toluene (1 mL), nitrile oxide precursors 2  (0.6 mmol) was added 

slowly during 24 thours. After that, the mixture was filtered and the filtrate was evaporated to 

remove solvent under reduced pressure.. The residue was subjected to column chromatography 

on silica gel (100-200 mesh) using petroleum/dichloromethane as eluent to afford 

dipolarophiles 4.

{2-[3-(4-Methoxy-phenyl)-4-phenyl-isoxazol-5-yl]-phenyl}-methyl-amine (4o) (CCDC 
1441667)

Fig 2. X-ray crystallography of compound 4o.

1. Cao, G.; Long, F.; Zhao, Y.; Wang, Y.; Huang, L.; Teng D. Tetrahedron, 2014, 70, 9359-9365.
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Characterization spectra of compounds 4
1H NMR Spectrum of 4a

13C NMR Spectrum of 4a
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1H NMR Spectrum of 4b

13C NMR Spectrum of 4b 
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1H NMR Spectrum of 4c 

13C NMR Spectrum of 4c 
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1H NMR Spectrum of 4d

13C NMR Spectrum of 4d
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1H NMR Spectrum of 4e

13C NMR Spectrum of 4e
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1H NMR Spectrum of 4f

13C NMR Spectrum of 4f
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1H NMR Spectrum of 4g

13C NMR Spectrum of 4g
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1H NMR Spectrum of 4k

13C NMR Spectrum of 4k
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1H NMR Spectrum of 4l

13C NMR Spectrum of 4l
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1H NMR Spectrum of 4m

13C NMR Spectrum of 4m
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1H NMR Spectrum of 4n

13C NMR Spectrum of 4n
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1H NMR Spectrum of 4o

13C NMR Spectrum of 4o
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1H NMR Spectrum of 4p

13C NMR Spectrum of 4p
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1H NMR Spectrum of 4q

13C NMR Spectrum of 4q
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1H NMR Spectrum of 4r

13C NMR Spectrum of 4r
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1H NMR Spectrum of 4s

13C NMR Spectrum of 4s
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1H NMR Spectrum of 4t

13C NMR Spectrum of 4t



S20

1H NMR Spectrum of 4u

13C NMR Spectrum of 4u
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1H NMR Spectrum of 4v

13C NMR Spectrum of 4v
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1H NMR Spectrum of 4w

13C NMR Spectrum of 4w
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1H NMR Spectrum of 4x

13C NMR Spectrum of 4x


